O ácido canárico 1 foi isolado das folhas de Rudgea jasminoides. A substância isolada é um derivado triterpênico do tipo seco-lupano e teve sua estrutura elucidada com base nos dados espectrais, principalmente em experimentos de RMN a 1D e 2D. O sitosterol, o estigmasterol e os ácidos ursólico e oleanólico também foram isolados.
Introduction
The genus Rudgea is widely distributed along the Brazilian East Coast, where some species are used as a remedy to treat rheumatism, syphilis and swelling of the members relief 1 . Rudgea jasminoides is a small tree, especially impressive due to the pleasant jasmine smell of its wonderful white flowers, during the blooming. Several triterpenes and saponins have been isolated from other species, R. viburnioides 2 . However, seco-lupane triterpene derivatives have never been isolated from the Rubiaceae family. As a part of our study on the constituents of plants from Rubiaceae [2] [3] [4] [5] , we report the isolation of the canaric acid 1 from the leaves of a specimen of R. jasminoides. The canaric acid is a rare seco-ring-A-triterpene derivative, previously isolated from Dacryoides edulis, Canarium zeylanicum and C. muelleri from the Burseraceae family 6, 7, 8 .
However, no detailed studies of 13 C-NMR, and high-resolution 1 H-NMR spectra of the compound 1 have been carried out. Herein we report application of these NMR spectral data in the structural elucidation of this triterpene. In addition, sitosterol, stigmasterol and two known triterpenes ursolic and oleanolic acid were isolated.
Experimental
IR spectra were obtained on a Perkin-Elmer Model 1600 spectrometer; 1 H-NMR (200, 300 and 500 MHz) and 13 C-NMR (75 and 125 MHz) spectra were registered on a Bruker AC 200, DPX 300 and ARX 500, at 25°, in CDCl 3 ; HRFABMS: Central Analítica, Instituto de Química, Universidade de São Paulo, SP, Brasil.
Plant material
Leaves of Rudgea jasminoides were collected from preserved areas of Atlantic forest in the biological reserve of the "Ilha do Cardoso", Cananéia, SP, Brazil. A voucher specimen SP 161 348 was deposited in the Herbarium Maria Eneida de Fidalgo, Instituto de Botânica de São Paulo.
Extraction and isolation of the constituents
Dried and powdered leaves (1.0 kg) of R. jasminoides were successively extracted with acetone and EtOH at room temp. to yield the acetonic (11.0 g) and EtOH (3.0 g) extracts respectively. Half of the acetone extract (5,5 g) was submitted to flash column chromatography eluting with a mixture of hexane and EtOAc. Twenty fractions (25 mL) were collected and analyzed by TLC on silica gel in hexNote Dedicated to the memory of professor W. Saffioti.
ane-EtOAc (7:3) and CHCl 3 -MeOH (9:1 and 9.5:0.5). Fractions 2-3 were submitted to prep. TLC (hexaneEtOAc, 7:3) yielding sitosterol (21 mg) and stigmasterol (5 mg). Fractions 12-16 (200 mg) containing the crude triterpene 1 as a mixture with oleanane and ursane acid were further purified by a sequence prep. TLC with hexane- 
Results and Discussion
The acetone extract of the leaves of R. jasminoides was chromatographed on a silica gel flash column and the fractions containing the mixture of triterpenes were further purified by prep. TLC to obtain the triterpene 1. All compounds isolated are known and were identified by spectroscopic means and comparison with authentic samples.
Compound 1 ) of canaric acid 6, 7, 8 . The assignments of the NMR data of 1 and 1a were confirmed using a combination of DEPT, COSY, HMBC and NOESY experiments and comparison with data of known lupene and lupane derivatives [9] [10] [11] Table 2 . NOE data for compound 1.
